= 0.147, T= 295 K.
Source of material
A silica tube (0outer =15 mm, d = 1 mm, / = 90 mm) charged with 340 mg (0.221 mmol) MoóBru (Alfa 98+ %) and 126 mg (0.442 mmol) TlBr (ACROS 99.999%) was heated in the temperature gradient 925/915 K for 4 weeks. Orange block-like crystals were formed in the low temperature zone and Mo in the high temperature zone.
Experimental details
The large R values are caused by the poor quality of the used crystal chosen as the best sample from a series of syntheses. Moreover, the strong absorption empirically corrected via xf> scans has probably affected the refinement result.
Discussion
The initial structure refinement with a full occupancy of Tl(2) at the 6d site gave a large displacement i/eq(Tl(2)), which was roughly four times larger than t/eq(Tl(l)). The subsequent refinement was performed with i/eq(Tl(2)) = i/eq(Tl( 1 )), leading to the occupancy of Tl(2) position close to 2/3. Therefore, the final refinement was carried out with a s.o./(Tl(2)) fixed at 2/3. 
